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USSR/Organic Chemistry - Synthetic Organic Chemistry, E-2 


‘Abst Journal: Referat Zhur - Khimiya, No 19, 1956, 61542 
Absgract: transacylation as a.result of which is formed benzyl-urethane (X) 
e and 2-aminoquinuclidine; the latter split off NH and is converted = 
to VIII. On heating of IV with IX (or with Cie) to-180° NHz0 05 
is evolved and together with VIII there is formed respectively de 
benzyl-(XI) or diphenyl- (XII)-urea. XI is formed also on. heating 
IX with X to 180°. A’ solution of 3.76 @ II ig 40 mi absolute alco- — 
hol is mixed with 7-27 ml 16.4% alcoholic solution of HCl, there ~ 
are added within 20 minutes with cooling with ice and stirring 
3.88 g III, mixing is continued for 3 hours at ~209, then the mix- 
ture is boiled for 4:hourg, evaporated in vacuum and the residue is 
treated with 50% solution of KpCO; Br extracted with ether; the © 
residue after evaporation~of ether is heated 30 minutes in polling =: 
water bath and -ground with dry ethers yield of IV is Wh .3%, MP 
166-1689; hydrochloride MP 136-1386° (from aqueous acetone). From . 
mgther liquor isolated 1g VI, BP 87-899/0.5 mm, 122-1239/14 mm, 
n“3D 1.4723, hydrochloride MP 300° (decomposition) Under analogous. 
conditions were prepared V (BP 105- 08°/0.6 mm, n bp 1.4587) and VII 
(n2©p 1.4671). Mixture of 1 g IV and 10 ml HCL (1:1) boiled fork 
hours filtered, evapofyted in vacuum, acetone is added, ": 
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USSR/Organic Chemistry ~ Synthetic Organic Chemistry, E-2 
Abst Journal: Referat Zhur - Khimtya, No-19, 1956, 61542 
Abstract: NH,Cl, filtrate evaporated, residue trea with 50% solution 


ms sae ee with CHCl3; thus VII ‘obtained; picrate 
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USSR/ Organic Chemistry - Synthetic organic chemistry E-2 
Abs Jour : Referat Zhur - Khimiya, No 4, 1957, 11738 


Author : Jubtsov M.V., Mikhlina Ye.Ye-, Furshtatova V.Ya. 
Title : Preparation of Isonicotinic Acid 


Orig Pub : Zh. prokl. khimii, 1956, 29, No 6, 946-948 


Abstract : A method has been developed for the preparation of isonicotinic acid 
(1) by oxidation with dilute HNO. of the mixture of ~ -methylolpico- 
lines (II) formed on heating mixture of -and /-picolines (III, 
Iv) with formalin (v) at atmospheric pressure. It is shown that in 
lieu of HNO, a mixture of HNO3 and mae can be successfully utilized 
in the oxidation. An experimental study is made of the preparation of 
I from citric acid (VI); a more precise determination has been made sae 
of the conditions of preparation, with increased yields, of 2,6-dihydro- 
xy isonicotinic acid (VII) and 2,6-dichlor isonicotinic acid (VIII); 
yields of I have been considerably increased. 117.6 g technical mix- 
ture III and Iv ( the mixture contains 15% water and hot IV, on the 
dry basis) arid 200 g V are boiled 15 hours; IIT and excess V are steam 


distilled, aqueous solution of II is concentrated to 160-180 ml and. © 
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these are added within 20 mi | : 
bea ; C nutes, to 350 ml of T- 

is a fee pes: for 4 hours, after Bd itis epee ao 
Ben) eG ae 5 g Na,,CO. to obtain I, yield 77-5-85% (on basis . 
eg ee oe oe aS llate, by addition of 32 & KOH and 48 : 

Ken for 15-20 minut ay g Tit. Trimethyl ester of VI, 73g, is he e 
mixture is Sraported ED id aqueous solution ‘of NH,, ther 62 
mixture igs Slowly heated to 1250 aes Be 30°. eaded, a 
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AUTHORS: Yakhontov, L. N., and Rubtsov, M. V. 
TITLE: Synthesis of Quinuclidone-2 
PERIODICAL: Zhurnal Obshchey Khimii, 1957, Vol. 27, No. 1, pp. 72-77 (U.S.S.R.) 2 
ABSTRACT: Using ethyl ether of pyridyl-4-acetic acid, the authors synthesized 


a second oxo-derivative - quinuclidone-2 - which is bicyclic amide. 
The Arndt-Euster method giving a 374 yield of CH,COOCH, from ae 
isonicotinic acid was found to be the most suitable for this type 
of reaction. Hydrogenation with a platinum catalyst prepared 
according to Adams gave a considerable yield of ethyl ether of | 
piperidyl-4-acetic acetic acid. Saponification of the latter gave © 
chlorohydrate of piperidyl-4-acetic acid which, by means of oe: 
thionyl chloride, was converted into homologous acid chloride. By 
subjecting the latter to reaction with calcined potash in anhydrous 
chloroform, it converted into quinuclidone-2, an oily substance = 
which together with hydroxylamine forms a crystalline oxime. The © 


derivation of quinuclidone-2 oxime from ethyl ether of quinuclidine- 
carboxylic acid-2 is described. 

There are 7 non-Slavic references. 
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Synthesis of Quinuclidone-2 


ASSOCIATION: The All-Union Scientific-Research Chemical-Pharmaceutical Institute - 
. im. S. Ordzhonikidze (Vassoyuanyy Nauchno-Issledovatel' skiy Khimiko- 
Farmatsevticheskiy Institut im. 8. Ordzhonikidze) 


PRESENTED BY: 
SUBMITTED January 30, 1956 
AVAILABLE: 
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AUTHORS: Mikhlina, Ye. Ye., and Rubtsov, HM. V. a“ 
TITLE: Synthesis of prorat eye iO rere Acid (Sintez 
: 3-metilkhinuklidinkarbonovoy kisloty) 
: PERIODICAL: Zhurnal Obshchey Khimii, 1957, Vol. 27, No. 1, pp. 77-83 (U.S.S.R.) 
ABSTRACT: The syntheaie of di-substituted quinuclidine derivatives - Ce 


methylquinuclidine-2-carboxylic acid from gamma~ethylpyridine, 
is described. Condensation of the gamma-ethylpyridine with dioxy- _ 
malonic ester and consequent conversion of 1,l-dicarboethoxy-2-. | 
(pyridyl-l,')-propene-1 into 3-methylquinuclidine-2-carboxylic ._ 
acid was considered the most simple synthesis method. . However, 
instead of 1,1-dicarboethoxy-2-(pyridyl-4'0-propene-1, ethyl ether 
alpha-oxy-alpha carboethoxy-beta-(pyridil-J,)-butyric acid was 
obtained, Reduction of the diester in the presence of platinum 
oxide and consequent saponification and decarboxylization led to : |. 
alpha-oxy-beta- piperidyl-,)-butyric acid. In order to convert ..: 
the latter compound into 3-methylquinuclidine-2-carboxylic acid, 
{t was necessary to substitute the alpha-oxy group in the acid 
with a haloid. The acid.was treated with thionyl chloride. At a 
temperature of 60-65°, only acid chloride was formed; increased 
Card 1/2 temperatures to 70-75° resulted in intensive resinification ee 
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456 
Synthesis of 3-Methylquinuclidine-2-carboxylic Acid 


the substance, and no change of the alpha-oxy group into Cl group 
was observed. 


This result indicates that the alpha-oxy group in the acid is less 

active, as a result of which the synthesis of 3-methylquinuclidine- 

os es 2-carboxylic acid from alphaoxy-beta-(piperidyl-4)—butyric acid 
has proven impossible. 

There are 5 references, of which 3 are Slavic. 

ASSOCIATION: All-Union Scientific-Research Chemical-Pharmaceutical Institute im. | 
S. Ordzhonikidze (Vsesoyuznyy Nauchno-Issledovatel'skiy Khimiko- bet 
Farmatseyticheskiy Institut im. S. Ordzhonikidze). 
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AUTHORS: Mikhlina, Ye. Ye. , Rubtsov, H. V. . 
Be ee Ee NE 
TITLE: fhe Synthesis of Quinuclidine-3-Acetic Acid (Sintez khinne 


klidin-3-uksusnoy kisloty) 


PERIODICAL: Zhurnal Obshchey Khimii, 1958, Vol.28, Nr 1,pp.103=110( USSR) 


ABSTRACT: The present paper describes the synthesis of quinuclidine-3. 
-acetic acid which makes it possible to transfer the investi- 
gation to the 3-substituted derivatives of quinuclidine. 
4-(B-oxyethyl) was first used as initial product for this 
synthesis with the attempt of synthesizing 1,1,1-trichloro- 
-2-oxy-3-(pyridyl~4!)-4-.oxybutane from this product by reac~ 
tion with chloral. This attempt failed, as only resin-like 
products were obtained. The tests with Bf seer caret te 
-pyridine (83%) obtained from 4-(8-oxyethy )-pyridine (for- 
mula I) only yielded 4-vinylpyridine as final product. 4 (B- 
-nethoxyethyl)~pyridine (VI) proved to be a more stable com= 
pound during the influence of chloral. The condensation of 
this product with chloral in the presence of acetic piperi- 
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79-1-22/63 
The Synthesis of Quinuclidine-3- weette Acid 


-3-(pyridy1-4' )--4-methoxybutane (VII), ieee no aibstetuted 
4-vinylpyridine was produced (as it was the case in the ana- 
logous reaction of 4- -(B-acetoxyethy1)- pyridine with chloral). 
fhe compound (VII) was by reaction with potassium alcoholate 
converted to 4-methoxy-3~(pyridyl-4')-crotonic acid (VIII). 
Its ethyl ester (IX) was at room temperature and in the pre« 
sence of a platinum catalyst converted to the ethyl ester. of 
methoxy~3-(piperidyl-4')~butyric acid (X). In order ex- | 
change the methoxy group for halide and for the purpose of a 
synthesis of the derivative of quinuclidine the compcund (x) 
was heated at 100 ~ 120°C with 67 % hydrobromic acid in'a . 
tube soldered shut. 4-bromce-3-(piperidyl-4!)--butyric acid — 
synthesized in this connection was esterified and in the 
presence of pyridine subjected to cyclization. The ethyl 
ester of quinuclidine-3-acetis acid (XI) finally resulted, 
which was after saponification converted to quinuclidine- ~3- 
-acetic acid. Yhere are 8 references, 4 of which are Slavic. 
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AUTHORS: Furshtatova, V. Yas, Mikhlina, Ye, Ye., | 79-28-3-23/61 
Rubtsov, Mo V. ee Se eo es 
TITLE: The Synthesis of the 6-Carboxymethy1~1-Diazocyclo-(3,2,1)-- 


octane-7-Carboxylic Acid and Some of its Derivatives. 
(Sintez 6-karboksimetil~l~azabitsiklo~(3,2,1)-oktan-7- 
karbonovoy kisloty i nekotorykh yeye proizvodnykh) 


PERIODICAL: Zhurnal Obshchey Khimii, 1958, Vol. 28, Nr 3, pp. 668-675 2° 
(USSR) eee 


ABSTRACT: A number of works is dealing with the synthesis and the. 
biological investigation of the derivatives of quinuclidine, 
the 1 - diazocyclo - (2,2,2) - octane (refs.1-3), The. 
dicyclic system isomeric to quinuclidine, the 1-diazocyclo- 


(3,2,1)octane, has however, not been sufficiently 
investigated until now, Only a limited amount of so 
G - monosubstituted 1 - diazocyclo-(3,2,1) -octanes were 
obtained. The substituted octanes of the mentioned structure 
were not synthetized. Among the 2,3-disubstituted compounds 
of quinuclidine synthetized by the authors a'number of 
Mes 1/3 biologically active products was found so that it was also 
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The Synthesis of the 6-Carboxymethyl-1-~Diazocyclo- 79-28 -3-23/61 
octane-7-Carbocylic Acid and Some of its Derivatives a ne 


of fnbcreat)/ one the isomeric 6,7-disubstituted 1~Diazo-. 
cyclo-(3,2,1) octanes and +o compare the biological and: 
chemical properties of the compounds of two isomeric series . 
with each other, In the present work the synthesis of ey 
6-carboxymethyl = 1 ~diazocyclo-(3,2,1)-octane-7-carboxyclic - 


and some derivatives is described. It was carried out sheng S 
according to the mentioned scheme (see formulae (I) to (x)). 
Thus the synthesis of 6-carboxymethyl-l-diazocyclo - (3,251) 
octane~7-carboxy..ic acid is described. The reaction process 
is shown as follows: From the ethylester of B-( pyridy1-3)-~ 
acrylic acid passing through: the ethylesters of fS-dicarboxy- ° 
methyl-§-(piperidyl - 3)= proprionic acid, B=carbethoxybromo- 
ethyl~(piperidyl:=3)-proprionic acid to the diethylester of 
6-carboxyme thyl-1-diazo-(3,2,1)-octane- 7,7 dicarboxylic acid. 
Together with these mentioned products the following com= ¢ . 
pounds are synthetized: 1.~ The diethylester of 6-carboxymethyl- 
-1-~diazocycle~(3,2,1}-octane-7-carboxylic acid. oe 

2.- The di(diethylaminoethy}l) ~ and di-(dimethylaminoethyl) 
ester of the 6-carboxymethyl-diazocyclo-(3,2,1)-octane- _ 
7-carboxylic acid, 3. 6~(B-oxymethyl) -7-Oxymethy1) -diocyclo- 
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‘The Synthesis of the 6-Carboxymethyi-1-Diazocyclo- 79-28. 3-23/61 = 
ee ; octane-7-Carbocyclic Acid and Some of ite Derivatives eee 


; 

: ; (3,2,1)-octane and 6 (8-chloroethyl)-7-chlorome thyl~1-. 

diazocyclo-(3,2,1)-octane. ; 

i There are 4 references, 2 of which are Soviet. 
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TITLE: 


PERIODICAL: 


ABSTRACT: 
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Furshtatova, V. Ya., Mikhlina, Ye. Ye., 79-28-5-8/69 
Rubtsov, H. V. 


Synthesis of 6,7-Di-substituted 1-Azabicyclo- 
ge -Octane (Sintez 6,7-dizameshchennylh l-azabitsiklo- 
3,2,1)-oktana) o 1 


Zhurnal Obshchey Khimii, 1958, Vol, 28, Nr 55 
ppv 1170-1176 (USSR) 


In the last publication by the authors (Reference 1) a 
simple synthesis of 6-carboxymethyl-1-azabicyclo-(3,2;1)- 
~octane-7-carboxylic acid and of its derivatives was descri- 
bed. Most interesting of these compounds: ‘were the proper- 
ties of the ethyl] @5%?5 of 6-carbethoxymethyl-1-azabicyclo~ 
-(3,2,1)-octane~7-carboxylic acid. Thus this ester hydro- | 
lized easily in aqueous solution under formation of an: aci- 
dous ester. The same way also reacts the isomeric ethyl ester 
of 3-carbethoxymethylquinuclidine-2-carboxylic acad which 
converts to 3-carbethoxymethylquinuclidine on the same 
conditions. The comparison of the two isomeric diesters 
makes possible the assumption, that the saponification of 
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Synthesis of 6,7-Di-substituted 1-Azabicyclo- : 79-28-5-8/69 ance 
-(3,2,1)-Octane or 


df the carbethoxyl group in ethyl ester of the 6-carbetho- 
xymethy1-1-azabycyclo-(3,2,1)-octane-7-carboxylic acid | 
(in the mentioned scheme) takes place in position 7 and 
that the acidous ester forming on this occasion has the 
structure (II) of the scheme. From this 2 whole number 

of 7-alkyl-(aryl)-aminoethyl-6~-(( -oxyathyl)-1-azabicyclo~ 
-octanes and of esters of 7.-dialkylaminoethy1-6-((-oxyethy1l)~ 
-leazabicyclo-(3,2,1)-octane were obtained. The compound 
(II) converts to compound (III) by means of thionylchlori- 
de; this compound was further treated with alkyl-(aryl)- 
amines. The amides (IV) obtained then were reduced to the 
compound (V) by means of lithium. ahmimm hydrate. On trea~ 
ting this with chlorine anhydrides of some acids the cor- 
responding esters (VI) resulted. On the conversion of — 
(V zh =U) with thionylchloride the compound (VII) was - 
obtained in whichrthe chlorine atom in the 6-(} -chlorethyl 


2 group is of limited activity :: as exnerinents showed. 
Card 2/3 There are 2 Soviet references. ee 
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AUTHORS : Yakhontov, L. We, Yatsenko, S. Voy. 79-28-5-9/69. 
Rubtsov, M. V. aes 
ence RSA 


TITLE: Synthesis of Substituted Quinuclidyl-2-Carbinol 
(Sintez zameshchennykh khinuklidil-2-karbinolov) 


PERIODICAL: Zhurnal Obshchey Khimii, 1958, Vole 28, Nr 5, 
ppe 1177-1181 (USSR) 


ABSTRACT: P. Rabe, in 1911 was the first to realize the synthesis ~~ 
of the substituted quinuclidyl-2-carbinols of the qui-. 
nine-alkaloidal type (Reference_1). This method consists 
of the condensation of. the ethyiksters of (>[N-benzoyl~ 
piperidyl-(4)] -proprionic acid and any other acid (e. ge 
cinchoninic acid or quininic acid) with subsequent clo~ 
sing of the quinuclidine cycle, and by reduction of the 
obtained ketone with the corresponding substituted qui- 
nuclidyl-2-carbinol resulting as final product (see scheme 
1). Until our time this scheme was the only one for the 
synthesis of substituted quinuclidyl-2-carbinols. Accor- 
ding to this scheme quinine (Reference 2), hydroquinine. 

cara 1/2 (Reference 3) as well as a series of analogs and isomers 
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of quinine alkaloids (References 4-6) were synthetized.. 
In the present work another method for the synthesis 
\of substituted quinuclidyl-2-carbinols is described (see 
scheme 2). As initial product serves 2-formylquinuclidine 
(Reference 7) which in the conversion with different orga- 
nomagnesium compounds forms the corresponding substituents 
of quinuclidyl-2-carbinol. This way the following carbi- 
nols were synthetized: (quinuclidyl~2)-methylcarbinol =. 
(I), (quinuclidy1-2)-ethylcarbinol (II) and (quinuclidyl- 
~2)-(naphthyl-1-)-carbinol (III). The compound (I) was 
also obtained by reduction of the 2-acetylquinuclidine 
eae 8) (IV) in the presence of a platinum catalyst 
schene 3), on which occasion also a mixture of diastereo- 
isomeric (quinuclidyl-2).methylcarbinols formed in cry= 
stalline and oily state. “ 
There are 8 references, 5 of which are Soviet. 
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TITLE: synthesis of fAzubicyelo-(342,1)=Octane-7-Carboxylic Acid: 


(Sintez l-azabitsiklo-(3,2,1)-oktan-7-karbonovoy kisloty) — 


PERIODICAL: Zhurnal Obshchey Khimii, 1958, Voly 28, Nr 5, 
pps 1181 - 1163 (USSR) 

ABSTRACT: Only the synthesis of the unsubstituted bicycle and some of its 
6-substituted cycles are reported with respect to the 1-aza- 
bicyclo-(3,2,1)-octanes (References 1-3). The synthesis of un- 
known 1-azabicyclo({3,2,1)-octanes with substituents in position 
7 as far as these are isomeric to the 2-subatituents of qui- 
nuclidine, i.e. of 1-azabicyclo-(2,2,2)-octane, are of great 
interest. To these belong the quinine alkaloids and a number 
of other products obtained in the last years. Among them com- 
pounds with valuable biological properties were discovered. The 
present work has as its purpose the synthesis of the i-aza- 
bicyclo-(3,2,1)-octane-7-carboxylic acid which again can serve 
as initial basis for the synthesis of the 7-substituted © 
{-azabicyclo-(3,2,1)-octane. The synthesis of this acid can be 

Card 1/3 realized according to the mentioned scheme (formulae I to VII): 
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The nicotine aldehyde (II) was condensed with malonic acid 
ester in the presence of piperidine at room temperature; there 
the diethyl ester of 2-(pyridil-3')-2-oxyethane dicarboxylic . 
acid of the acid-1,1(II) formed. The heating of the latter (II) 
with acetic anhydride caused the splitting off of a nolecule 

of water and the separation of diethyl ester of 2-(pyridil-3')- 
-vinyldicarboxylic acid-1,1 (III). The chlorine hydrate of 
(III) was reduced in alcohol solution in the presence of plati- 
num oxide according to Adams, the chlorine hydrate of diethyl - 
ester of the 2..(piperidil-3' }-ethanedicarboxylic acid-1,1 - 

(Iv) having been obtained on this occasion. In order to further 
make possible the conversion from 3~substituted piperidine to 


8 We, 


the azubicyclic setemgxmponi(IVwas treated with bromine in chloro~ 
form. ‘fhe synthetized dietayl ester of 2-(piperidil-3')-1-bron- 
ethanedicarboxylic acid-1,1 (V) on heating with pyridine con- 
verted to 7,7 dicarboethoxy-1-azabicyclo-(3,2,1)-octane. (VI). 
On boiling this diester with concentrated hydrochloric acid 

Card 2/3 the chlorine hydrate of 1-azabicyclo-(3,2,1)-octane-7~carboxylic 
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acid (vII) resulted. There. are 3 references, 1 of: which is” 
Soviet. 
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 auTHORS: —--‘Yakhontov, L.N., Ruvtgov, MV, -. g0V/79-28-11-45/55 
* TITLE: Reduction of the Harmine ‘Derivatives to the Derivatives of the _ 


Pyridine Tetrahydro Harmine With Sodium Boro-Hydride (NaBH, ) 
(Vosstanovleniye porgidridom natriya proizvodnykh garmina v proiz- 


vodnyye Py-tetragidrogarmina ) 
PERIODICAL: ghurnal obshchey khimii, 4958, Vol 28, Nr 41, pp 3108-3112 (USSR) 


ABSTRACT: The investigation of various methods of transforming the harmine 

: derivatives by reduction to the Py-tetrahydro harmine derivatives 
caused the authors to conclude that the best reducing agent among 
those hitherto suggested in these methods is the sodium boro—hydride. 
It was showm that only the quaternary salts of harmine are reduced. 
The harmine itself and its non-quaternary derivatives do not react 
with NaBH ,- Therefore, in the cases where the derivatives of Py-tetra— 


hydro harmine are not substituted at the Py-nitrogen the Py-N-chloro- 

penzylate of harmine is reduced with a subsequent removal of. the . 
benzyl group by the hydration of the Py-N-benzyl tetrahydro harmine 
on a palladium ca talyst. This. Py-N-chloro venzylate of harmine was 
obtained in a yield of 95 % by heating eqUimolecular amounts of 

Card 1/3 harmine and benzyl chloride in benzyl alcohol at 120° within 12 hours. 
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The reduction of Py-N-chlore benzylate of the harmine takes place | 
with methyl alcohol vy gradual addition of sodium boro-hydride 
(duration 3 hours). The yield of the hydrochloride of Py-N-benzyl 
tetrahnydro harmine amounted to 90 %.. The Py-N-benzyl tetrahydro 
harmine was also obtained in another way: By the reduction of harmine 
with sodium alcoholate according to Fischer (Fisher—Ref 1) to the’ ; 
Py-tetrahydro harmine, which then was subjected to the benzylation 

by benzyl chloride with potash at 110-120°, ‘The final-product (as 
hydrochloride) (78 %) was identical with the previous. Both com- 
pounds had the same constants, the same solubility, the same results 
of the analyses, as well as the same ultraviolet spectra (Figure). 

The debenzylation of the Py-N-benzyl tetrahydro. harmine obtained 

with sodium boro-hydride ty the hydration on palladium also yielded 
Py-tetrahydro harmine, woich was identical with that obtained by the 
reduction of harmine with sodium alcoholate (Scheme). Similar results. 
were also obtained in the experiments with rorharmine derivatives 
(Scheme 2).-There are 1 figure and 3 references, 1 of which is Soviet, 
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TITLE: Synthesis of 4-Aminopiperidine (Sintez 4~aminopiperidins) : 


PERIODICAL: Zournal obsnchey khimii, 1958, Vol 28, Nr 11, PP 3115-3119 (USSR) 


ABSTRACT: the 4-aminopiperidine ig a semiproduct for the production of bio-— 
logically active compounds. According to reference 4 some N-substi- 
tuted 4-aminopiperidines have spasmolitic activity (Ref 1). There is, 
however, no convenient synthesis of this compound mentioned in publi- | 
cations. Its two described syntheses by the reduction from 4-amino- 
pyridine and from acyclic compounds give only small yields. In this 
paper a convenient preparative synthesis of the dichloro hydrate of 
j-aminopiperidine from igonicotinic acid in two steps with @ yield 

of 66 % is described. In its elaboration various ways of synthesizing 
the 4-aminopiperidine from isonicotinic acid were checked, which is 
now used as industrial raw material (Scheme). The reactions by Hofmann, 
Curtius,and schmidt (Gofman,Kurtsius,Shmidt) were used for the trans- 
formation of the carboxyl group. According to the first method the 
jgonicotinic acid according to reference 4 was converted py .way of the 
ester into the amide and further on according to Hofmann into the 
aminopiperidine. Basing on the second method the jsonicotinic acid 


Card 1/3 was converted into hydrazide according to reference 6 by way of the 
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be the most convenient method. The Schmidt re Kas place best 
i : picracad * ie o- d reaction tak es 
with sodium azide in th 1 SC ig , 
ein @ presence of H,50 » 48 it is convenient in 


preparative respect and is not. connected i | 

rat. dis. with a previous: 
of poisenous vapours of hydrazoic acids (yield 66 %) Sipe eie asi, 
in oe hydrazoic acid. In the checking of the first method aecana 
jae catalytic reduction of ‘the aminopyridine to the : 
- eridine was realized.— T 
Tuer ized here are 8 references, 1 of which 
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[Basic trenda in the work of the $.0rdzhonikidze All-Union Chemico- 
pharmaceutical Scientific Research Institute; survey of its activity 
from 1920 to 1957] Osnovnye napravleniia rabot VNIKhFI; obzor de- 
iatel'nosti za 1920-1957 BE Moskva, 1959. 649 pe (MIRA 15:5) 
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- AUTHORS: Mikhline, Ye. Ye-, Rubtsov, Me gov /719-29-1-27/74 
PITLE: Cyano-Ethylation of Quinuclidone-3 (Tgianetilirovaniye o 
khinuklidona-3) - (hes 


PERIODICAL: Zhurnal obshchey khimii, 1959, Vol 29, Nr i; Pp 118-124 (USSR) 


ABSTRACT: A very interesting problem is represented by the cyano- 
ethylation of quinuclidone-3 hitherto not investigeted. The 

present paper deals with this question. In its transformation 
with an excess of acrylonitrile into dioxane or tertiary butyl . 
alcohol in the presence cf 30 % potash. lye in methyl alcohol, 
a mixture of mono- and dicyano-ethylated products is formed. 
The general yield of mono~ and. dicyano-ethylated quinuclidones, 
as well as their quantitative relation obtained depends on the 
solvent used. The yield of them thus amounts to about 44 % 5 Bs es 
the reaction is performed in dioxane. The main product of the - 
mixture (85 %) is represented in this case by the dicyano- oe 
~ethylated quinuclidone-3. The substitution of tertiary butyl 
alcohol for dioxane increases the total yield up to 70 4%, while 
at the same time also the percentage of monocyano-ethylated 
quinuclidone-3 increases (about 35 % of the total sum of 

Card 1/3 : cyano~-ethylated products). On a reaction of. quinuclidone-3 
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with acrylonitrile at the. molar ratio the yield of ‘these 
products is 10.% only, On the basis of the reactions per- 
formed the structure of formula (II) was assigned to the mono- 
cyano-ethyleted quinuclidone->- The reduction of quinuclidone 
(Iv) yielded the quinuclidine (VI). The synthesis performed is 
presented py ‘scheme 1. .The aicyano-ethylated quinuclidone-7 
can have . the structure 2,2- or 2 Andi-( B-ethyl cyanide )- 
wquinuclidone-3- By saponification of the ketonitrile the keto. 
diacid is formed. The latter is not transformed into the tri- -. 
cyclic unsaturated compound (A) on heating with acetic ncid 4 
anhydride, which would be the case if the ethyl cyanide groups 
were in position 2 and -4. On the basis of these data, the 
structure (VII) isthe only correct one for the dicyano-ethyl- 
ated quinuclidone->. The quinuclidines (errr). (7): and (X 
the dihydrazide (XI) and further quinuclidines XII), (XIII); 
ana (XIV) were synthesized from it according to scheme 2. 
There are 4 references, 3 of. which are Soviet. 
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Chizhov, A. Ke, - 
“TITLE: 
- (3,2, 1] -oktanov) 


PERIODICAL: | Zhurnal obshchey khimii, 199 


ABSTRACT: 


present paper 
of 1-azabicyclo- 
amides, amines, 

acid anhydrides of 
synthesis” 


[3.251] 
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Synthesis of ‘the 7-Monosubstituted Compounds” 
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hydrazides, esters, 
the acids and some quaternary 
of these compounds the 1-azabicyclo- 
-7T-carboxylic ecid (I) was used : 
transformed into the chloric acid anhydride (II) and furthermore — 


80V/79-29-1-29/74 © 


of 1-Azabicyclo- 


9, Vol 29, Nrts pp 130-136 (USSR) 


In the previous report (Ref 4) the authors described the 
synthesis of the 1-azabicyclo- 3,2, 
Owing to its reactive carboxyl group 
the synthesis of various 7-monosubstituted compounds of the 
4 -azabicyclo-[3 2,1) -octanes. 
esting in the biological research work As 
isomeric 2-monosubstituted compounds of quinuclidine (Ref 2) 

pharmacologically uctive products could be found. In the — 
the synthesis of the 7-monosubstituted compounds 
-octanes were described, i.e. of the 


-octane-7-carvoxylic acid. 
this acid can be used in 


These compounds are very inter- 
far as among the 


halides, chloric 
salts. For the 
(3,251) -octane- 
as initial product which wes 


alcohols, 


CIA-RDP86-00513R001445830002-4" 


"APPROVE : 
ee icheiastocal ta 08/22/2000 


aE 


the 7 


‘Synthesis of 
(3,2, 1] -Octane — 


‘4 -Azabicyclo- 
into the 7=-monosubs 
-octanes according 
pases (VI), (XI); ( 
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and (XXI). The dime 
-l-azabicyclo-|3125 
ester. 


regards its charac 


quinuclidine-2-carboxylic 


halogen atom in 
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undergo condensation with 
4 references, 
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action on the ganglia. of .the vegetative nerve system which 4s 
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described in publications, has. 


CIA-RDP86-00513R001445830002-4 


RS TOPE ATS: RAE BORN! UE Rea Tn 


--sov/79-29-1-29/T4 


tituted compounds of t-azabicyclo- [5,244 = 


scheme mentioned. The synthesized 

(XX) were converted by methyl | 
methiodides (VII), (XII), (XIX), 
( y -diethyl-amino propyl )- 
-amino ethyl . 
show a pronounced plocking 


thyl ester of the 
acid (Ref 4). It was shown that the 
-azabicyclo- 


a high mobility and.is able to 
the sodium malonic ester. There are 


3 of which are Soviet. 
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AUTHORS: - Nikitskaya, Ye. Se, Usovskaya, V. S., Rubtsov, Me Ve : 
TITLE: Piperidine Derivatives as Possible Hypotensive Agents (Proizvod= 


nyye piperidina kak vozmozhnyye gipotensivnyye sredstva) 
PERIODICAL: Zhurnal obshchey khimii, 1959, Vol 29, Nx 25 PP 472-476 (USSR) 


ABSTRACT: According to the sec tertiary amines of the quinuclidine and . 
piperidine series, which develop a high ganglicn-blocking - 
activity, the authors synthesized some N-substituted piperidine 
derivatives, in order to examine further tertiary amines... 
2,6-lutidine, a waste product in the preparation of 'ohthivaude" 
(Ftivazid), served as initial product. The reaction of 2,;6- ~ 
lupetidine (obtained from 2,6-lutidine) with the chloric an~ : 
hydride of B-chloropropionic acid and subsequent boiling of the 
reaction product in ethyl alcohol with piperidine and diethyl | 
amine gave the compounds (I) and (rr). By reduction, the latter 
correspondingly passed over to compounds (III) and (IV) (Scheanet} . 
After a number of failures, the authors succeeded in carrying 
out the synthesis, beginning from 2,6-lupetidine, of the sec 
quaternary salts by the aid of dichloric anhydride of glutaric 

Cara 1/2 and adipic acid, namely, compounds (v) and (VI). These =, 
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piperidides of both acids could, correspondingly, be converted 
by reduction into 1,5~bro(2!', 6'=-dimethyl piperidine~1!)-~pentane 
(VII) and 1,6~bis(2*,6'-dimethyl piperidine=1')-hexane (VIII). 
Sec quaternary salts (Scheme 2) easily result from these two | 
compounds. By reaction of ethyl ester of 6-methyl pipecolinic 
acid with shloric anhydride of ®~chloro propionic acid and by 
subsequent treatment of the reaction product with piperidine | 
or diethyl amine, piperidines (IX and X) were cbtained, which - 
in their turn changed over to piperidines (XI and XII) by 
reduction (Scheme 3). The constants ef the compounds synthe- — 
sized will be given in a following paper. There is 1 Soviet 
reference. 
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AUTHORS: Furshtatova, V. Ya., Mikhlina, Yee Yee) sov/79-29-2-26/71__ g 
Rubtsov, MH. Ve ee 
TITLE: Investigation of the Formation Reaction of N-Substituted 


9-Aminomet+hyl-3~Vinyl  Quinuclidines (Izucheniye reaktsii 
obrazovaniya N-zameshchennykh 2-aminometil-3-vinilkhinukli- 


dinov) 
PERIODICAL: ghurnal obshchey khimii, 1959, Vol 29, Ur 2, pp 477-485 (ussR) 
ABSTRACT: The question is raised in the present papery whether the 


N-substituted compounds of o-aminomethyl-3-(B-oxyethyl)~ | — 
quinuclidine can pe transformed into N-substituted compounds 
of 2-aminomethyl-3-vinyl quinuclidine by distilling the re~- 
spective stearates and pbenzoates at normal pressure... Esters 
were obtained by the reaction of chloric anhydride of stearic 
and benzoic acid with the N-substituted compounds of ves 
9.-aminomethyl~3-(P-oxyethyl )-quinuclidine in benzene solution. 
On distilling quinuclidine (I) two quinuclidines (II and III) 
were formed. They were separated by treating the mixture with 
mercury acetate in acetic acid solution, involving the sub- 
sequent separation of the product of the affiliation of 
Card 1/2 mercury acetate to the unsaturated compound (II) and the 
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Investigation of the Formation Reaction of SOV/79-29-2-26/71 
N-Substituted 2-Aminomethyl-3-Vinyl Quinuclidines gules eee 


separation of (II). Besides (II) and (III) also ethyl stearate 
was separated. The formation of compound (II) is evidently 
accompanied by a separation of stearic acid (Scheme +). Only 
the tricyclic derivative (HT) and ethyl. benzoate (Schene 2) 
result from the distillation of compound IV). A similer pro- 
cess is observed on heating quinuclidine V) up to. boiling 
temperature, in which connection benzoic acid, besides (III) 

is separated (Scheme 3). Heating of the compounds (VI) and (IX) 
with phthalic anhydride in the presence of benzene sulfo- acid 
at 285° led only to compound (III)(Scheme 4). The structure of 
253-(3',4'=N-ethyl piperidine )-quinuclidine was proven by a 
counter-synthesis, proceeding from 3-carbethoxy methyl 
quinuclidine-2-carboxylic acid, There are 5 references, 2 of 
which are Soviet. : 
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AUTHORS: Yanina, A. D., Rubtsov, li. V. SOV/79-29-2-27/71 
TITLE: The Hofmann Cleavage of 1-Azabicyclo-(3,2,1)-Octane (Gofman- 


ovskoye rasshchepleniye 1-azabitsiklo-(3,2,1)oktana) 


PERIODICAL: Zhurnal obshchey khimii, 1959, Vol 29, Nr 2, pp 485-493 (USSR) 


ABSTRACT: In the Hofmann cleavage (Refs 1,2) the unsymmetric bicyclic 
systems react with a common nitrogen, under formation of not 
one monocyclic heterocycle but 3 heterocycles which have an 
unsaturated side chain or under the formation of their trans- 
formation products, in dependence on the question, from which 
B-carbon atom the hydrogen will separate to form the water ; 
molecule. The direction of cleavage apparently depends both on 
the stability of the bicycles and on experimental conditions. 
This was proven by the experimental cleavage in the case of 
1-azabicyclo~(3,2,1)-octane (III). The initial product in this 
connection was 1-carbethoxy methyl-3-carbethoxy piperidine (rz) 
(Scheme 1). The intramolecular condensation of (I) into: (II) 
proceeded in the presence of potassium alcoholate [ not with 
metallic potassium (Ref 3)], which increased the yield from 
30 to 71 %. By reduction of the ketone (II) octane (III) was 

Card 1/2 obtained, which was transformed by methyl iodide into the 
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y The Hofmann Cleavage of |~Azabicyclo-(3,2,1)-Octane _ SOV/79-29-2-27/71 


quaternary salt (IV) and further with silver oxide into the 
corresponding base (V). It was found that on cleaving t-aza- | 
bicyclo-(3,2,1)-octane under various conditions (at normal |. 
pressure, in vacuum, in 40 % potash lye, and at increased 
pressure) three products are formed; 1-methyl~3-allyl | - 
pymolidine, 1-methyl-3-(f-oxyethyl )-piperidine, and me eS 
di-[R-(1-methyl piperidyl-3)}-ethyl ether. 1-methyl-3-allyl 
pyrrmlijine was separated in all cases and is the chief product 
of the cleavage of l-azabicyclo-(3,2,1)-octane in alkali medi- 
um, in vacuum, and at normal pressure. On its heating in water 
under pressure, 1~methyl-3-( B-oxyethyl )-piperidine is the 
chief product. There are 8 references, 1 of which is Soviet. 
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SOV/19-29-4-35/77 
Yakhontov, L. N., Rubtsov, K. Y:. : e 


Synthesis of the Derivatives of py-N-benzyltetrahydronorgarmine- 
3-carboxylic Acid (Sintez proizvodnykh Py-N-benziltetra- 
gidronorgarmin-}3-karbonovoy kisloty) * 


Zhurnal obshchey khimii, 1959, Vol 29, Nr 4, pp 1201-1206 (USSR) _ 


The esters and amides of the above acid are of importance as 
intermediate products for the synthesis of reserpine analogues; 
however, no description has as yet been given because ‘of the , 
difficulties encountered in preparing them (except in reference 1} 
The general. method developed by the’ authors at an earlier date 
for the reduction of "garmine" derivatives by means of sodium 
boron hydride resulting in the .Py-tetrahydrogarmine : derivatives 
rendered possible the preparation of the ethyl ester (XII) and 
N-methylanilide (X) of Py-N-benzyl te trahydronorgarmine-}- 
carboxylic acid (Scheme), starting from Py-N-chlorobenzylate of 
norgamine-3-carboxylic acid (VII) or its betaine (VI). via the 
ethyl ester (XI) and N-methylanilide (VIII). Because of the dif- 
ficulties encountered the previous synthesis of the above chloro- 
benzylate (Ref 3) was replaced by the following method: Com- 
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pound (IV) was obtained from garmine (I) by two alternative ; 
methods; either garmine was changed into (III) by reaction with 
penzaldehyde, and (III) was heated for 13 hours at 160° with 
benzylchloride in a benzyl alcohol medium; OF, jin the second 
process, "garmine". was transformed, with benzyl chloride, into 
compound (II) which was slightly heated with benzaldehyde in the 
presence ‘of pyridine. The quantities of the py-N-chlorobenzylate . 
of 3-styrylnorgarmine obtained amounted to 46 and 58.8%, respec- 
tively (details in the experimental part). During the oxidation 
of the Py-N-chlorobenzylate of 3-styrylnorgarmine with potassiun : 
permanganate the betaine of py-N-benzylnorgarmine-3-carboxylic © 
acid forms. It was suggested generally to synthesize the amides 
of norgarmine-3-carboxylic acid by the reaction with amines 

and phosphorus oxychloride at 460-170 . There are 3. references, 


2 of which are Soviet. 
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| oe Git, Sees ea sov/79-29 -6-38/72 
Furshtatova, V. Ya., Mikhlina, fe. Ye., Rubtsov, UM. V. 


Synthesis of :the Substituted Compounds of the 7-Aminomethyl-6- 
(p-aminoethy1)-1-azabicyclo-(3,2,1)-octane Sintez zameshchennykh - 
7-aminometil-6-(j-aminoetil)-1-azabitsiklo- 3,2,1)-oktana) 


Zhurnal obshchey khimii, 1959; Vol OG. Ne Go ee 
pp 1945 - 1949 (USSR) © 


For the purpose of carrying out the synthesis of the 6,7-di- 
aminosubstituted compounds of 1-azabicyclo-(3,2,1)-octane the 
hydrochloride wf 6-carboxymethyl~1-azabicyclo-(3,2,1)-octane-7- 
carboxylic acid (I) was converted into the corresponding acid 
chloride (II) by means of thionyl chloride. The latter was 
reacted with alkyl (aryl) amines and the amides (III) were ob- 
tained. The reduction of the amides with aluminun-lithium hydride 
led to the substituted compounds of the 7-aminomethy1-6-((-amino- 
ethy1)-1-azabicyclo-(3,2,1)-octane (IV) (Scheme 1). In the 
investigation of the properties of the diamines synthesized (IV) 
it was found that diamines which contain a non-substituted 
hydrogen atom bound, to nitrogen, may be converted into the tri- 
cyclic system 6,7-(3',4'-N'-alkyl piperidino)-1-azabicyclo- 
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| Synthesis of the Substituted Compounds of the | S0V/79-29-6-38/72 
T-Aminomethy1-6-((> -aminoethy1)-1-azabicyclo-(3,2,1)-octane ee 


(3,2,1)-octane (V) in the distillation in vacuum (Scheme 2). The 
formation of the tricyclic system (V) in this distillation was 
confirmed by the opposite synthesis of 6,7-(3',4'-N-benzyl 
piperidino)-1-azabicyclo-(3,2,1)-octane (Va) according to 

scheme 3. The 7-benzyl aminomethy1-6-((s-oxyethy1)-1-azabicyclo- 
(3,2,1)-octane (Ref 4) was converted into 7-benzyl aminomethyl- 
6-(8 ~chloroethyl)-1-azabicyclo-(3,2,1)-octane by means of thionyl 
chloride which yielded the compound (Va) in boiling with pyri- 
dine, There are 4 Soviet references, ae ta ede «5 
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RUBTSOV, M.V.; MIKHLINAg Ye.Ye.; YAKHONTOV, L.N. 


Chemistry of quinuclidine derivatives. Uspekhim, 29 
noel:74-105 Ja '60, (MIRA 13:6) 


1. Vaesoyuznyy nauchno-issledovatel'siiy khimiko-farmatsevti- 
cheskiy institut imeni S, Ordzhonikidze. 
(Quimiclidihe) 
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‘SOV/79-30-1-35/78 
Mikhlina, Ye. Ye., Rubtsov, M. V. a . 
EB OV gts Vora: 
Synthesis of 3-Substituted Quinuclidine 


Zhurnal obshchey khimii, 1960, Vol 30, Nr 1,-pp 163- 
171 (USSR) 


Synthesis of several esters of 3-hydroxyquinuclidine 

is described. 3-Hydroxyquinuclidine (I) was obtained 
from 3-quinuclidone by reduction with lithium ; ; 
aluminum hydride in ether. Esterification of (I) was 
carried out with acid chlorides in benzene or in 
chloroform. 
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Synthesis of 3-Substituted Quinuclidine T7374 
oie SOV/79-30-1-35/78 
3-(p-Aminobenzoyloxy )-quinuclidine was obtained by 
reduction of 3-(p-nitrobenzoyloxy)-quinclidine over 
Raney nickel. Tne same reaction over Pt catalyst 
gave 3-(p-aminocyclohexanoyloxy)-quinuclidine. —. 
3-( G -Phenylpropoxy )-quinuclidine was prepared | 
by hydrogenation of 3-hydroxyquinuclidine ester 
and cinnamic acid. 3-{ 4 -Cyanoethoxy)-quinuclidine 
(III), was obtained from 3-nydroxyquinuclidine and 
acrylonitrile in the presence of catalyst G % KOH - 
solution in methanol). 5( ‘Y -aminopropo? in 
quinuclidine (X) was formed by reduction of (III) °°. 
with lithium aluminum hydride. Compound (III) ‘was — 
converted, into 3-(@ -carbethoxyethoxy )-quinuclidine 
(Iv) in three different ways: (1) Nitrile (III) was 
heated with anhydrous alcohol and concentrated H,S0,, . 


(2) Nitrile (ILL) was hydrolyzed with subsequent 

esterification. (3) Dey HCl was bubbled through... 
a boiling anhydrous alcohol solution of (IIL).. :‘The’ 
yield of (IV) was 60-75%. The best results were | - 
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Synthesis of 3-Substituted Quiniclidine 77374 
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obtained by the third method. 


OCH,CH,CN O(CH,) NH, 
(1) + CH=CH- CN == 
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my P00: O)A= Cy; bP R=CgMs 5 C)K=NOCEHy 5 GI R=(CyHs) CH. 


tay) with lithium aluminum hydride is converted into | 

Vv), which on heating with alcohol and acid chlorides 
in benzene gave corresponding esters (VI). Thionyl 

card 3/7 chloride with (V) forms ate ee), somel ideas 
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Synthesis of 3-Substituted Quinuclidine 73TH. a 
SOV/79-30-1-35/78 


(VII). The latter with thiourea and afterwards with 
alkali is converted into 3-( ‘Y -mercaptopropoxy )- : 
quinuclidine. Acid chlorides react with (VIII) forming 
thioesters. (VII) was heated with piperidine; 
morpholine, and_diethylamine. In the first two cases 
corresponding 3LY -(N-piperidino)-propoxy ] -quinuclidine 
ea and 3-[ ~(N-morpholino) -propoxy] -quinuclidine — 
XII) were obtained. © a 


eH n>) 
ae Q (x) 
oo ou 


‘Sy 


4 N pan 


(VII) with diethylamine probably forms a polymeric 
compound of (VII). The pharmacological :investigation 
was made by K. A. Zaytseva under the direction of M. 
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D. Mashkovskiy. 3-Acetoxy- ~quinuclidine has. strong 
cholinominetic activity and 3-benzoyloxy- Bearers 
has hypotensive activity. 


Table 
Esters of 3- ( ¥ -hydroxypropoxy) -quinuclid ine 
i Yield bp ae 4 Empirical : 
Ne K { Cpressure 7 Fur mu lao 
(7) sds [erate 
m m) 
Fe eee ae PeREMCRE nepTns on ceami ieee Acero . 
1 CH M4 TI— TAWA) | ATS—1759 Cyll,02N = HCI - 
2 Cally 50.0 Ti~ TW | ATA—AT Cyolly;O2N - HCE | 
4 Ugly 58.2 Bi— Shs 175177 Cy MypO2N HCL 5. 
4 iso -Cylly 725 Ss— Ny | Is0—182 CyzHg,02N + HEI 
5 ClhuseCH—(Cily),. * 737 227-240 (0.7) ss Cy, lly, 02N 
6 CH,0CH, * oo. | 1Ut—104 (Ay T2174 Cig lly703N 
7 | Cyl SCHly * 777} W8—119 (0.3) = CyyHy902NS 
8 | Cyl; 71.5} 148—150(03). | 288—240 Cyfly;02N © HCI 
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Table. cont'd 


€ pressure 
in 
mm) 


y A-NOwCg lf, | 83.5] 133-12? | 255—258 “Cy HygOgNq - HCI 
10 | 4-BrCgl 735 se 2AI—25 **** ICyyHgOgNBr - HC]- HO 
11 4-CICgII, 88.5 eee 198—200 " CygHygO,NCl - HCI 
12 CgH30CHy - 89 180 (4) 165—167 »  CygltigO3N > HCI 
i | Cyl Gly * 738] 151—152(0.2) Se > Cag HygOaN 
14 | + CgH, CHSC | $6.5 re 187-189  CygtlygO2N + HCI 

. 15 | 2,4,5-(OCMg)gCylle * 1 44 67— 70%** 1903-205 "Cag llagOgN 
16 US 1GN TH2 | WL—142 (0.35) 231-283 #9") Cig gOaNy - 2HCI 
17 4-Cg1iQN | 50,2} 149150 (0.5) Ps Bhe sey CigllygO2Ny » 2HCI 

* Pee cee! Fecmete Sqruen Ben 
oe mp ot base. 
CardS/0 ~aeess apis ica Ae aint tie te. 
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Synthesis of 3-Substituted Quinuclidine 


T1737 
oH 79- 30- 135/18 


There is 1 table; and 5 references, 2 Soviet, 1 
French, 2 U.S. The U.S. references are: L. H. Stern- 
bach, 8. Keiser, J. Am. Chem. Soc., 74, 2219 Soe 
ibid. 74, 2215 (1952) 

ASSOCIATION: Ordzhonikidze All-State Scientific-Research Ghemical= 
Pharmaceutical Insitute. (Vsesoyuznyy nauchno- -— 
issledovatel'skiy khimiko-farmatsevticheskly institut 
imeni S. Ordzhonikidze) 


SUBMITTED: ~ January 2, 1959 
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5.3610 T3152 4) | 
-S0V/79-30-1-36/78 
AUTHORS: Nikitskaya, Ye. S., Usovskaya, V. Ss ubteoy, 

2s pce — 


Ne 


TITLE: Bicyclic Systems Based on 2,6- ‘Intidine, “TIT. oe 
N-Derivatives of 3-Oxa-9- -azabicyclo- (3)3) 1) -Nonane 


PERIODICAL: Zhurnal obshchey khimii, 1960, Vol 30, Nr 1, BP 
171-182 (USSR) 


ABSTRACT: Acyl and alkyl derivatives of 3-oxa- -9-azabicyclo- 
(3,3,1)-nonane (I) were synthesized. Acid chlorides of. 
acetic, propionic, and benzoic acids were reacted with I. 
in anhydrous benzene with cooling and 9-acetyl- 
(IIa), 9-propionyl- (IIb), and benzoy1-3- -0xa~9-aza- 
bicyclo-(3,3,1)- nonanes (IIc) were obtained. Tne ob- — 
tained products, on reduction with lithium aluminum 
hydride, were converted into corresponding amines. 
Morpholine and dimethylamine. in anhydrous alcohol, 
phenothiazine in anhydrous benzene, and the sodium 

Card 1/10 salt of quinozolone- if in anhydrous alcohol were 


SB cS EAA PSR Ste RES ACP ESENTSGAT Scr =" | cepa alte the pt esas EPERS = SSE RALaone a) PE MTATE: eat Bee eee erg tee oe es 
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Bicyclic Systems Based on 2,6-Iutidine, III 77375 


_SOV/79-30-1-36/78 


reacted with 9-( /3-chloropropiony1 ~3-oxa~-9-azabicyclo- . 
(3,3,1)-nonane ahd corresponding -substituted deriva” 
tives of 9-proplony1-3-oxa-9-azabicyclo-(3,3,1)-nonanes 
(Tid, Tle, “Ire, IIg) were obtained. The above reaction — 
with phenothiazine and quinozolone takes place with | , 
formation of a sideproduct, 9-acryloyl-3-oxa-9-:. 7 
azabicy¢lo-(3,3,1)-nonane. a a 


(Phonon, 


Acetyl chloride reacts with_I, in aqueous alkali, _— 

forming as main product 9- [3!-oxa-9'-azabicyclo-3', 2 
3', 1'-nonano-9'| -acetyl-3-oxa-9-azabicyclo-(3,3,1)- - 
nonane (IIj). Rtgs 


cen wd aie eset 
REAR Se SNE ce Ag ope toe Ae DDS 
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Bieycliec Systems Based on 2,6-Lutidine. III 


(1) _ ie 
(il) 
fre Ga) ancarnorrn’ (1) cc @-enoyn > 
(R=Cutyrs Gazer dm) a=ty0, (r)a=tH,01," 0 
()R=COCH,CH ND () a=couy’ > (n} R= O64, eee 
~ = CoH, - > 
C@amcacn,ce,ricn,), Gj) pas (0) a=0H,08,04,"_ Yu - 
@ascocn,ce, 7 R= COCHN 8 Greate 
t 


(p)R=01,04,04,n(0H), 
as : 
et 0 (nace -fe 
3 


° Mtl) 
(n= R=CyHy 
(1) —-——~ PN4-CO(CH,), COOR (t)n=2 Re Ca, 
0 


()ax3 R=Chy 
(1) 
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Bicyclic Systems Based on 2,6-Iutidine S00/79- 30-1- 36/18 


(IIt} 


(4d {CH),0R @———— [NSF “(CH QOH (rc 
ee. 0 


0 
(vt) 
“a)ne3 

hb)ae' 


(v} 


il 


me Se, 2 
ard RaW (lace RaW S 
Crna 4 «> €> 


0 Q (Jneu 1 = 00h, 
(in) ()na=3 Am <6) (aw Wate 
nu 
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Bicyclic Systems Based on 2,6-Imtidine. III. 17375 
SOV/79-30-1-36/78 


The corresponding amines (IIo, IIp, IIr, IIs, IIt) 
were obtained on reduction of IId, Ife, Be ge 2 Oy pre tS 


with lithium aluminum hydride. Attempts to reduce 
compounds IIf and IIg were unsuccessful. The desired - 
amines were prepared as follows: JI was reacted with | 
carbethoxyacetyl chloride. The obtained IIIa was 
reduced to IVa;.the latter with thionyl chloride gave — 
Via. Phenothiazine and quinozol-4-one were reacted with 
Via; corresponding VIIa and VIIb were obtained. IIIb 
and IIIc were obtained similarly from §/4-carbethoxy- 
propionyl chloride and -~carbomethoxypropionyl —. ; 
chloride, forming on re@uction IVb. Tnionyl chloride 
was reacted with IVb and a corresponding hydrochloride | 
(VIb) was obtained. Phenothiazine reacts with Vib, 
forming VIIc(yield 34%). Alkoxides react with VIb, form- 
ing corresponding ethers. VIId and VIlIe were obtained 
by the above reaction. ke 
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Bicyclic Systems Based on 2,6-Iutidine. III 77375 
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ONS (tH aOR 


5 10n172 
COC gH; = 189—{91 


( ‘3 j 183.5° (0.9) | 179—181 
NY : 


. £83) 


(Gontinuation, and explanation of 
asterisks, on next card) - : 
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Bleyclic Systems Based on 2,6-Imtidine. III 77375 2 
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YIELD |GonING POINT | MELTING FoINT. 
(Yo) PRESSURE HL OF ‘ 
Hm) HYOROCHLORIOE 


(table cont'd) 


Reac-| REACTION 
TION | TempeRATURS 
Time 

(19) 


He 4 On boiling 201-202, 
i coat On bos ling 494-196 
4 COCsHE On boiling 194—195.5 


ax x 60 200—201 (U.8)) 137—139 | : 


184(0.9) | 152-154 | 


* Was isolated in the form of dihydrochloride. 
** Was isolated in the form of dihydrochloride : 
monohydrate. 
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Bicyclic Systems Based on 2,6-Iutidine. III 77375 
; SOV/79-30-1-36/78 


The yields and propertiesof compounds are given below: ' 


Compound Yield bp (°C) (Pressure mp (°C) 
‘ (#) in mm) 

Ila 70 106-109/1 TA-T5 

IIb 60 113-114/0.6 a 

IIc 81 162-163/0.7 78-80 

IId 72 183-185/0.2 . 

Ife 15 140/0.8- 68-70 

IIf(ist fraction) ~30 101-103 - 

Iif(2nd fraction) 56 260 - 

Tig 27 - . 138-139 

IIh 8 124-126/0.5 17-79 

Iii 3 157-159/0.55 eer) 

IIj 0 148-150/0.4 100-102 

IIk 3 - 140-142 

ni 81 67-67 .5/3. - 

IIm 64 55-56/0.8 - 

IIn 93 119-121/0.7 38-40 

Card 8/10 
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5 16S 6-rutidine. IIT 177375 _— . - 
Bicyclic Systems Based on 2, Tuti x §00/79-30-1-36/18 | 
d f Card 8/10. pe eer 
fe He gencenen compounds are given below: : 

Compound Yield bp (°C) (Pressure mp (°C) 

(%) in mm) 

2 140-142 /0.6 - 
itp bs 98-100/0.6 - 
IIq 19 108/0.35 - 
Iir ) 118-120/0.3 - 
Its 4 - 9/0.1 113-115 
IIIa TT 157-159/9. = 
{IIb 55 151-152/0.5 - 
Iific me 171-172/1 63-65 
Iva 65 107 -109/0.5 - 
IVb TO 135-137/1 - 
via 75 217-219 (dec) = 
VIb 80 - 173-175 
Vila KV = 234-236 (alc) 
VIIb 52 215/0.8 ~ ego 
Vile 34 - a2 aAge 
Usd 9/10 3 5 
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Bicyclic Systems Based on 2,6-Lutidine. III 77375 
SOV/79-30-1-36/78 
aeons rca from card 9/10.) moe 


Bree nee - SMO“177. ie 


There is 1 table; and 1 Soviet reference, 
ASSOCIATION: Ordzhonikidze All-State Scientific Research Chemical— 
Pharmaceutical Institute (Vsesoyuznyy nauchno- ~ 
issledovatel 'skiy khimiko-farmatsevticheskiy imac 
imeni S. Ordzhonikidze) 


SUBMITTED: © January 21, 1959 
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_ 513610 53 og a = 77882 
ie ek = sov/19- 30-2-33/78 > 
AUTHORS: Yakhontov, L. N., Mastafanova, L. Tey RUbLSO% MV 
TITLE: ; -. Synthesis of 5-Subs stituted Pudngy iver ver ponye ye: 


Acid Rased on 2,4-Lutidine 


“PERIODICAL: © Zhurnal obshe hey khimLi, 1960, Vol 30, Nr 2, 
Sere . “pp 319-52 (USSR R) 


ABSTRACT: 5-Subst Ltuted quinue Lidine- 2 -carboxylic acid was 
prepared .: : ae | ain Sas — coecr, 
Sigler pg me ae 
we “thy ae, ao cnocH, es CONCH, 
oe Ww ay at 
COQH 
— } 
Sy7 COOH 
H 
(xX) 


APPROVED FOR RELEASE: 08/22/2000 CIA-RDP86-00513R001445830002-4" 


"APPROVED FOR RELEASE: ti ata CIA-RDP86-00513R001445830002- a 


see Se ean yeh Silene he ee Ee Bats Elie PEEL Se Mig eae ce tres SR Po 
‘Sinthests of 5-Substituted Quinolldine- we TTOOe a” 
=? -¢ Carboxylic “hold Based on 2, \-Lutidine s0v/79- 30-2- 33/78 
_ a bad 
Das’ Do DaaP) 
oni al Dea” ~e00CHs cOOcH, 
a 90CH, ow oe a on 


ee a eg 
Pe Ie Sane: H,cCUd. 
2 [ eee casts LG lon 
ae i see a 1 
(4) (vIn 


The prenaratton.of several compounds and some of their =: 
reonerties ave, z. iven. 
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11882 80V/19-30-2-33/78 — 


te | Starting matertal Obtained Yield | mp 

4 ee product in b 
| 
i 
| 
j 


een a et I RE a ae 


1 ifechnical 2,4-lutidine + 


24.85 5 57 .5-58.5 
H,0 + K9n0, 


we ia 4 -lutidine + tovmalin + Tt 56.5 5T -5-58-5 


i HNO. 


| 
| 
| 
| : 
ee i “4 
ce o, ut Pe eg acuaxgits is Ix | 89.7 224-226 
ware + Hl + hydrogenation over Pi : 
ys idimethy. ester of 2,4 ha, IIt 84 | 151 .5-152 
Inedicarboxylic acid + HCl + ao at 
ey methanol + Hydrogenat ton: | . 
‘over Pt ee : Fr : 
r eee sponding 2, t- product, ee : il 106, =e 199 .5-200 
;was obtained ‘in, the same i ; ae 
Way ba es = 
at (Cont on card i> -.) Gard 3/6 
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(Tab @ cort 'd) aa . 77882 gov /79-30-2-33/78 
< are : Obtained Yield } mo 
a ae Pa starting material 7 "product ink | ae oe 
ee cuoibetate 56,2 | bp 137-128 
See athyi - promoacetate + IV | 5 ae min OF 
oe KC 5 fe 229 3 47 
a . Dae Le er ee a 
7 anhydrous methanol + K+ eee er eer oe | 


te + LV 


se: eh . oe ae a 89.7 _ 260 (dec) 
: 9 ivr + He eg EAS ie Tan Nd : 
S ea ae 29 i pp 162-165 
‘9 iebhylaminoethanol + ey ere a ae saa | BoA mm pr 
athoxide + V ies nye 1.4830 
: ee 4 /S™ (cont 'd-on card 5/6) - 
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71882 SOV/79-30-2-33/78 


Obtained | Yield 7 mp. 


Neri ss Starting material | 
a8 Tes 1 product in % 
= Al Vi & donydrous methanol + 7 eur © 300 | bp 135/0.3 mm oe 
+ eae cs PL | ; ; 1% O5. 50h2 
LL VII + acetle anhydride | VIII 50.6 bp 120/3 mm 
: Cae aes - ‘There -are 9 references, 1 Soviet, % German, 3 U.S,, 


‘1 U.K., 1 French. Whe 4 U.S. and U.K, references are: 
US. pat. 2456577 (1948); L. H. Sternbach, S. Kaiser, 
aT. Am... Chem. Soc., 74, 2215 (1952); G. R. oynee 
“EPs Motealte, J. Chom. Soc. ., 1989 (1937); 

ae “Soine,. . Am. Pharm. Ass., 33, 223 (1944). 

a ASS SOC LATION: “-Ordzhonikidze All State-Sclentific-Research Chemical- | 

ao a Ga 'Pharmaceutical Institute (Vsesoyuznyy nauchno- a 
‘issledovatel'skiy khimiko-farmatsevticheskly “institut. 
imeni S. Ordzhonikidze) oh 


- SUBMITTED: February 2, 1959" Peo de Card 6/5" 
Se eT TERS Lee SS a az iF SER Le Be RTRs PPC ene r ea ee Be 
FYE Ie hE ME TSE FA ‘cht SEPT CRY SP a SIS eee aensie Cleese Fh poi FT rome PROS & ee EFRST Hed $e ee! 8 NS Pt AEH Ee Oe EE LT | SEC ee Ta ee bile Pee v 


APPROVED FOR RELEASE: 08/22/2000 CIA-RDP86-00513R001445830002-4" 


22/2000 CIA-RDP86-00513R001445830002-4 


Wah EA TTY TOS RNS BE 
Wa 


ae PRTTES ae 


5.3610 a ene ae eee ae 77883 = 
ae ae ee SOV/79 -30-2-34/78 
: AUTHORS: Yanina, A. ‘-D., Rubtsov, M.-V. oe pay 
SO eee ae 
TITLE: Hoffmann Degradation: of l-Azabicyclo-(3,2,1)-Octanes. 
II. Cleavage of {-Methy1-1-Azabicyclo-(3,2,1)-Octane 


PERIODICAL: Zhurnal obshchey khimii, 1960, Vol 30, Nr. 2, 
, Pp. 526-533 (USSR) i. oro ka 7 es 


ABSTRACT: Quaternary base of. 1-azabicyclo-(3,3,1)-nonane (VII), © 
on . thermal decomposition, forms .l-methy1-3-allyi- i 


piperidine (VIII). The latter Was used for the = 
preparation of the methiodide of 7-methyl-l-azabicy- : 
clo-(3,2,1)-octane (R) phe : B 
7 —~CcOoCall; erent hes OW, 
ay ee ae ee aaa 
WONNA Ge tes Ay eicicooc, - 

(yo ee ee 

Oma : : : : Br 
is SCRE RES an ae 
Card 1/9 >" (Figure continued on Card 2/9) 
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a. fhe qty es se 


Ore . ng 
m1 ae 


Pos SNe 
“(J ): Cis (1) AgOL | | ee 
Nz Le | NN ZOUT SO NNZ 


% AN | 
odie ditzy ‘ott > CH, 
(Y) we VEY ae AVAL: oe (vin 
angen coe ARO () 
(pte (3s 
SNS > ANS CHy 
| : “ant he UNS 
Gil, : th PCNy J : : chy OH 
(x) : es : (X) : a (N1) 
‘Card 2/9 
ET a a OEE! 
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7-Methy1-1-Azableycio-(3,2,1)-octane 


- Synthesis of X 1 


. VIII (according 
1-methy1-3-( B 


-eyellzation to c 


final structure 


fa 
oN 


ee / 
RMHNO, | peCIRLOOU (ILO), 0 | 


arr 
“NU UCI 
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3 based on the addition of HI to 

to Markowntkow) with formation of 
-lodopropyl)-piperidine (IX), and. 
ompound X.- X was synthesized for the .. 
proof according to the scheme below: 


‘ . . 

S—GHyGOCHS nani 
« ’ ———_—> 
eyCagna | | 

oN? | 

gel 

GAs 
EX 


Ol, -CH CH Kon 
. is _? 


ro. 


a 
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=(5,2,1 )-Octanes. II. Cleavage of SOV/79 -30-2-34/78 
7-Methyl-1-Azabicyclo- G, 2, 1) -Octane 


Be if a poy 

| ie : 

Cy a Syecbon, 
ce San cer ei) 
i : t (Nays ={XN} 


mcoeebical ly: pour possible compounds can be formed 
by Hoffmann sere ero: of. XI. 
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Hoffmann Depradation of] Nz 


at an 
-(3,2,1)-Octanes. ee es 


788 3 
It. Cleavage. or TT . . 
,1)-Oetane _ Sov/79- ~30-2-34 /78 


f “Hethy1- 1-Azabicyclo- (3,2 


ile CH-Cil~ 5 le - Ae 
ee vaeps | ee ple iE 
x: Hi 


ay pet a ie O Ne > Cy 
OM Ly eae! 2 cH, 


It ow iat ie wy 
aside jermimed the : 
dine (A) is t only L-methyl-3-allyl- spiperia 


formed by Cepradation of XI. 
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TOPOS ar EP SEO 


SOV/79-30-2-34/(8 | 


The ObtaLned Compounas: and ‘Their Properties 
Starting M aterials obtained: yield! epee pr = 
Cer ns “product jin @ :.. : _D 
Stinlester of a TET as a L$ 123-1259 f) z “4S 
ete 4. ethyl ” ~bromo-" : ; A ee ¢ 3 : 2 : - / ee a1 
ovontonate ag alcohol ae port plea pias 
eae = oe i: 
ee eRe cprgdeoue eee Pwo SE) Dag Ege 190° 5. |. 
‘toluene + anhydrous: 330). ce vf) ie 7 pore 
alcohol poe 5 


‘IV + KOH + Rydueliae Ey la S01 Ugg tie cy age 
nydrate + glycerol. ee Be ge as oe Pe eh se 384 
V+ Hj0-+ AgOH 8° ytrr de TTA 16B-170° 1.4540 


VIII + HI Me ae Esa DIOR 2 
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PLLSTS RESIS Ae ES aa eed a a RE Ree oe oe SESSA TTT 


4 a ; : . | : fe ) 
. (Table cont'd) 7 . 17883 SOV/19-30-2-34/78 
une @ The Obtained Compounds and eg Properties . 
. =a oh 206 
te starting Materials Obtained ‘yield | bp /mn pro: Oy 
! | “product La: % a. st eke tees 
£6 See “Heo. +b Pauhor € Log x. 69:7 | mp 320 (dee); ce 
is solution of K, iGO « 
| | | 5° A540 
$C yil-1l- {2 115-116° /15 T.A5 
vi \ 0 + 10% 1,80, . ebhyl-1 (2 . 
{ VILL + il, | we ont caethy i | | 
| + KMn0 » ' piperidyl- | 
a: 3 =S-nee-) 
' fate .. | 
oe | 7 
; ae : 
8 athyl- Ltiethylpiper-' KIT 90 . mp. 188 190 
a dy] -5-aceta abe. + fet c ee oe i 
XIT + anhydrous guy: , MLEL 29342 95-97 [12 


CH: {.COONS 4! acetic 
“anhydride 


Gard 7/9 
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ea Tes er Uo FE VN Ay Ae tet SEERA tee PEPER UE OES AKERS SERIES WEE marrow 


ee eee ee 77883 | SOV/T9-30-2-34/73 _ 


- The. Obtained Compounds and Their Properties _ 
ioe Starting Materials... Obtained Yield bp/mm pr By 2 
wee Pee emo t /,/ 2t Wis ects, oo - 3 a 


Lo sodium borohydride #.. “XIV 89 Sere! bey arer, 18.2 4a 
2 Oot OM ER XLEDO tie © BES UES TS geo td, Pee pe ee 1.4738. 


a 


‘ 


Four attempts were made at a Hoffmann degradation of 
compound XI: (1) H,0 4+ -AgOH under normal pressure; 
(2) distillation under vacuum; (3) heating in the 
presence of alkali; (4) heating in the presence of 


ee : ¢ 


waler, under pressure. In all cases, only VIII was 
obtained (corresponding in 80,66,84.5, and 64% yields 
bey : antes eae i a : 

‘with bp 168-170°, aa 1.4540. There are 4 
references, 1 Soviet, 3 U.S. The 3 U.S. references 


eee oso aper lL. H. Sternbach, S. Kaiser, J. Am. Chem. Soc., 
OCRed Bfa ESAS PEL (1952)5,N. 7. Leonard, BE. Barthel, Jr.; 


PS SPRL 


annie oe ee pe CNET RUDE TTEEr ins Pe Sa. aes mearee Renae : 
oF = Ppowie vot Wag at it rest ane eh pee yp atten et se ee Re ee Boe Ae ne AE ard tebe on fa cop Agee tage! Ve Ree Teen Se 
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Hoffmann Degradation of 1-Azabicyclo- 77883 a 
-(3,2;1)-Octanes: ‘II. Cleavage of . SOV/79-30-2-34 /78 
{-Methy1-1-Azabieyclo-(3,2,1 -Octane are 


ibid, 71, 3098 (2949); A. Bugger, C. R. Walter, 
ibid, 72, 1988 (1950). cee a 

ASSOCIATION: Ordzhonikidze All State Scientifie-Research Chemical- 
Pharmaceutical Institute (Vsesoyuznyy nauchno-issledo- 


vatel'skly khimiko-farmatsevticheskly institut 
imeni S. Ordzhonikidze) —- eee 


SUBMITTED: February 21, 1959 


Card 9/9 © 
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RUBTSOV, MV. 


Synthesis of racemic N-acetylhomomeroquinens. Zhur.ob.khin, 
30 no.5:1498-1507 My '60. (MIRA 1325) 


1. Vsasoyuznyy nauchno-issledovatel'skiy khimiko-farnatsevtich eskiy - 
institut imeni 5.0rdzhonikidze. 
(Honomeroquinene) 


| 
SELECT PEC BEM Sat a Pee fe a niavnis wa eae ee oe we Ree = arenes | " ue : T 
ST EILIE RA EEE TEE Sie Ee ER REE TEEN Tee PERILS SHIRE EET ODE ETL PLSD Ae PTA oN ae gee RNR [eee peeping Pips che Bates: 


APPROVED FOR RELEASE: 08/22/2000 CIA-RDP86-00513R001445830002-4" 


"APPROVED FOR RELEASE: 08/22/2000 CIA-RDP86-00513R001445830002-4 


EAGT ONT TORT TER TRE RD EEN Se RHEE SUSE ORT ARO ERR MER ETO Tape eer Fo Senne mere 
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YAKHONTOV, L.N.; RUBTSOV, M.V. 


Synthesis of 3(% -diethylaminoethyl)4~methylpyridine. Zhur.cb. 
khim. 30 no.5:1507-1515 My '60. (MIRA 13:5) eo 


1. Vaesoyuznyy nauchno-issledovatel 'skiy khimiko-farmatsovticheskiy a 
institut imeni S.Ordzhonikidze. 
(Pyridine) 
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MIKHLINA, YeeYee; VOROB!YBVA, v. Ya. RUBTSOY, MeVs | ae 
Synthesis of 3- and h-hydroxypiperidine arene eal 
khim, 30 no.6:1885-1693 Je. 160. (MIRA 13: 


1. Vsesoyuznyy nauchno~issledovatel'skiy khimiko-farmatsevti- 
cheskiy {nstitut imeni S. Ordzhonikidze. 
(Piperidine) 
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.; RUBISOY, u,v. 
Hofmann cleavage 
Cleavage of a quaternary base 0 
Zhur.ob.khin. 


1. 
institut iment S$, Orazhonikidze. 


o (3.3.LJoctanes- 


of l-azabicycl 
f 2-nethyl-1-azabicyclol3 
30 ; no.8:2544-2550Ag 160. ve Sead 


Ysesoyuznyy nauchno-issledovatel' 


Part 3: Hofmann | 
.2.lloctane- 
MIRA'13:8) - 


akiy khimiko-farmateevticheskty — 


(AzabicycLooctane ) 
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- MIKHLINA, Ye.Ye. 6 RUBTSOV, M.V. 


ao ¥ anne 


New steps toward the synthesis of ‘J-quinuclidineacetic acid. Zhur 


ob. khim. 30 N0.9! 2970-2977 s "60. 


. (MIRA 13: 9) 


1. Vsesoyuznyy - nauchno-issledovatel 'skty kninklo-fareataevtichosiy Ae 


institut imeni S, Ordzhonikidze. 


(Qainuclidineacetic acid) 
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OK ‘ .Yo.3 VOROB'YEVA, , as : 

: i. ‘ is yinocludinium halides. Zhure 
: (MIRA 14:8 


akily \himiko-farnateevtd che 


, ~bis 

is of prlymethylene : 

1, Vsesoyuznyy nauchno-issldeovet® 
natitut imeni S. Ordzhonik . eee, 
= ~" (Quinocludinium comp | 


(Polymethylene compounds 
i , : . + : : 


Yr. 
§ 
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-YAKHONTOV, L.N.; KRASNOKUTSKAYA, Dd. M3 ‘RUBTSOV, MV. 
Synthesis and some conversions of Tplenyi-iapxeco uae tboye 
“methylcyclohexane. Zhur.ob.khim, 31 no.1033190=-3197 0 61, 
. (MIRA 14:10) 
1. Veesoyuznyy sion tirorienh aed khindko-farmatsevtichesity 
institut imeni Ss. +Ordahonticidae. 
(Benzene) 
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NIKITSKAYA, Ye.S.; USOVSKAYA, V.S.; RUBTSOV, M.V. 


: Biquaternary 
Bicyclic systems based on 2, 6-lutidine. Part 5 

ae of %, W -bis[9-methyl-3, @diazabicyclo (3, 3, 1)-nonano~3]- 
alkanes. ‘Zbur.ob.khim. 31 no.10:3202-3205 0 '6l. (MIRA 14:10) 


a Vaesoyuznyy nauchno-issledovatel'skiy khimiko~farmatsevticheskiy 
institut imeni S.Ordzhonikidze. : el gies 


(lutidine)  (Paraffins) 
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MIKHLINA, Ye.Ye.; RUBTSOV, M.V.; VOROB'YEVA, V.Ya. 
Pucetemcamsite-de EARS 


Synthesis of quinucliding-2, sao alee acid. -Zhur .ob. chim, 
31 no.l0: 3251-3255 0 61. (MERA 14:10) 


1. Vsesoyuanyy siiintinoe isshadowatel aka khindto-farnatoovticheskiy 
institut imeni S.QOrdzhonikidze. © ; 


(Quinuclidinecarboxylic acid) 
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YANINA, A.D.; RUBTSOV, M.V. 


Hofmann degradation of l~-azabicyclo(3,2,1)octanes. : 
‘Part 5: Hofmann degradation of 6-methyl-l-azabicyclo(3,2,1) 
octane, Zhur,ob,khim. 32 no.10:3151-3158 0 '62. (MIRA 15:11) 


1. Vsesoyuznyy nauchno-issledovatel'skiy khimiko— 
farmatsevticheskiy institut imeni S. Ordzhonikidze. 
: (Azabicyelooctane ) (Degradation) 


APPROVED FOR RELEASE: 08/22/2000 CIA-RDP86-00513R001445830002-4" 


"APPROVED FOR RELEASE: 08/22/2000 


CIA-RDP86-00513R001445830002-4 


aie PEP ST TEE ee oes SSR LEER POSE ORCS SERIES FEF RS ESN) PRESSE Soy = s A A ERS See 


de Ve Teeiy, OFF 


AUTHORS: fikitskaya, Ye. S., Rubtsov, MH. VY. 79-11-46/56 


(Azobicyclic ) 


TITLE: Synthesis of Bicyclic Systems Starting From 2,6-Lutidine. © 
Synthesis of 9-Methyl-2-Oxy-9-Azabicyclo (3,3,1)-Nonanes 


ee bitsiklicheskikh sistem, iskhodya iz 2,6-lutidina) | 


Sintez 9-Metil- 2- oksi - 9 - azabitsiklo (3,3,1) - nonana). 


PERIODICAL: Zhurnal Obshchey Khimii, 1957, Vol. 27, Nr 11, 


pp. 3153-31°6 (USSR) 


ABSTRACT: The investigation of the ezobicyclic compounds of the octane 
series (quinuclidine, tropane) showed that they are of great 
interest ag raw products for the synthesis of remedies. Thus 
compounds with curative, ganglion-blocking,: spastmatic, 
mydriatic and other properties were discovered among the 
tropine derivatives. It was of interest to investigate the 
bicyelic systems close to the trozane series. Thus the authors 
synthesized 9-methyl-2-oxy-9-azobicyclo- (3,3, 1)-nonane 
hy starting from the ethyl ester of 6-methylpicolinic acid 
‘(obtained from 2,6-lutidine). (See the process of reaction). 
The initial, intermediate and final products are as. follows: 

Card 1/2 the ethyl ester of 6-nethylpicolinic acid, the product of — 


fe SNA SSO TS EASA ERE SS 
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Synthesis of Bicyclic Systems Starting From. 2,6-Lutidine. 79-11-46/56_ 
Synthesis of 9-Methy1l-2-Oxy-9-Azabicyclo (3,3,1)-Nonanes (Azobicyclic) 


its condensation with chloral, 2-carboxy-6- (p-carboxyvinyl)- 
pyridine, 2-carbethoxy-6- (P-carbethoxyethyl)-piperidine, 
J~methyl-2-keto-9-azobicyclo (3, %,1)-nonane which on reduction 
with aluminumhydrate of lithium is converted to 9-methyl- ie 
2-oxy-9-azobicyclo (3,3,1)-nonane. 

There are 3 references, 1 of which is Slavic. 


ASSUCTATION:Al1-Union Scientific Research Institute for Pharmaceutical Chemistry 
imeni %- Ord zuonikidze (Vsesoyuznyy nauchno — ussledovatel'skiy 


khimiko -~ farmatsevticheskiy institut im. 5S. Ordzhonikidze). 


SUBMITTED: November 27, 1956 
AVAILABLE: Library of Congress 


1. Cyclic compounds - Synthesis 


Card 2/2 


PERF TE RT EEE Ta et EY 


APPROVED FOR RELEASE: 08/22/2000 CIA-RDP86-00513R001445830002-4" 


